Abstract C 19 H 15 NO 4 ,triclinic, P1 (no. 2)
tone. The mother liquors were purified by silica gel column (dry loaded with acetone), using hexane and ethyl acetate. The product portion was collected and evaporated under conditions of reduced pressure (19 %). The solid was recrystallized from methanol to give yellow crystals. Details of the synthesis of the intermediate products, 1 HNMR, IR and MS data are available in the CIF.
Discussion
The title compound was obtained from afour reaction convergent sequence. First, phthalide was nitrated to form 6-nitrophthalide. Then, ahydrogen reduction led to 6-aminophthalide. Separately, free radical bromination was used to attach abromide on the a-H, forming 3-bromophthalide.The final product was synthesized by allowing 3-bromophthalide to react with 6-aminophthalide. The acetone adduct wasa nu nexpected product resultingf rom the substitution of the hydroxyl group at aposition a to the amide. The addition of the acetone is believed to be aby-product of dry loading of the product onto silica gel with acetone prior to chromatography.
In the title molecule, the O3,C12®C19 fused ring system is essentially planar. By contrast, the N1,C1®C8 fused ring is less planar withthe maximum deviation from the least-squares plane through these atoms being 0.053(1) Å for the N1 atom. There is a twist in the central N1-C12 bond as seen in the C1-N1-C12-C13 torsion angle of -19.6(2)°;the dihedral angle formed between the two ring systems is 18.17(5)°.The 2-oxopropyl has an extended conformation as the C8-C9-C10-C11 torsion angle is -179.9(2)°. In the crystal structure, the molecules are connected into asupramolecularc hain along [100] via as equence of co-operative C-H···Oi nteractions: (2) Å,angle at H14 of 137°for i: -x,1-y,2-z and ii: 1+x,y,z.Additionalstabilization in the structure is afforded by p···p interactions with the closest of these occurring between the (N1, C1, C2, C7, C8) and (C2®C7) rings of 3.580(1) Å derived from adjacent chains; iii: -x,1-y,1-z. (7) 0.0084 (7) 0.0025(7) C (7) 2i 0.0898 ( 
